Key indicators: single-crystal X-ray study; T = 100 K; mean (C-C) = 0.002 Å; R factor = 0.036; wR factor = 0.094; data-to-parameter ratio = 48.6.
Experimental
Crystal data C 26 H 27 BrN 2 O 2 S M r = 511.47 Monoclinic, P2 1 =c a = 9.6293 (2) Å b = 13.4574 (3) Å c = 20.2179 (4) Å = 116.930 (1) V = 2335.84 (9) Å 3 Z = 4 Mo K radiation = 1.88 mm À1 T = 100.0 (1) K 0.58 Â 0.52 Â 0.34 mm
Data collection
Bruker SMART APEXII CCD area-detector diffractometer Absorption correction: multi-scan (SADABS; Bruker, 2005) T min = 0.323, T max = 0.529 58171 measured reflections 14302 independent reflections 9599 reflections with I > 2(I) R int = 0.055 Refinement R[F 2 > 2(F 2 )] = 0.036 wR(F 2 ) = 0.094 S = 1.01 14302 reflections 294 parameters H atoms treated by a mixture of independent and constrained refinement Á max = 1.13 e Å À3 Á min = À0.63 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). Symmetry codes: (i) Àx þ 2; y À 1 2 ; Àz þ 1 2 ; (ii) Àx þ 1; Ày þ 1; Àz. Cg1 is the centroid of the C4-C9 benzene ring.
Data collection: APEX2 (Bruker, 2005); cell refinement: APEX2; data reduction: SAINT (Bruker, 2005); program(s) used to solve structure: SHELXTL (Sheldrick, 1998); program(s) used to refine structure: SHELXTL; molecular graphics: SHELXTL; software used to prepare material for publication: SHELXTL and PLATON (Spek, 2003 gave an r.m.s. deviation of 0.868 Å. In both compounds, the pyrrolidine ring is trans-fused to the tetrahydropyridine ring.
The pyrrolidine ring has a twist conformation; the asymmetry parameters ΔC 2 [C2-C10] (Duax et al., 1976) and the puckering parameters q 2 and φ (Cremer & Pople, 1975) are 0.5 (1)°, 0.481 (1) Å and 270.5 (1)°, respectively. The tosyl group is attached to the pyrrolidine ring in a biaxial position. The tetrahydropyridine ring adopts a half-chair conformation, with Q, θ, φ and ΔC 2 [C4-C9] values of 0.461 (1) Å, 44.6 (2)°, 269.1 (2)° and 2.4 (2)°, respectively. The phenyl group is attached to the tetrahydropyridine ring in a biaxial position. The C19-C24 phenyl ring forms dihedral angles of 72.42 (3) and 22.83 (7)°, respectively, with the C4-C9 and C12-C17 benzene rings.
As observed in the isomorphous chloro analogue, the screw-related molecules are linked into a chain along the b axis through N-H···O hydrogen bonds and the chains are cross-linked into a three-dimensional framework ( Fig. 3 ) by C-H···π interactions ( Table 2 ) and π-π interactions between the C12-C17 benzene rings of molecules at (x, y, z) and (2 − x, 1 − y,
Experimental
InCl 3 (20 mol%) was added to a mixture of 2-(N-cinnamyl-N-tosylamino)butanal (1 mmol) and arylamine (1 mmol) in acetonitrile (20 ml). The reaction mixture was stirred at room temperature for 30 min. On completion of the reaction, as indicated by TLC, the mixture was quenched with water and extracted with ethyl acetate. The organic layer was washed with brine and dried over Na 2 SO 4 . The solvent was evaporated in vacuo and the crude product was chromatographed using a hexane-ethyl acetate (8.5:1.5 v/v) mixture to obtain the title compound. The compound was recrystallized from ethyl acetate solution by slow evaporation.
Refinement
The N-bound H atom was located in a difference map and refined freely. The remaining H atoms were positioned geometrically (C-H = 0.93-0.98 Å) and allowed to ride on their parent atoms, with U iso (H) = 1.2U eq (C) or 1.5U eq (C methyl ). A rotating group model was used for the methyl groups attached to aromatic rings. The highest residual density peak and the deepest hole are located 0.65 and 0.58 Å, respectively, from atom Br1. Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > 2sigma(F 2 ) is used only for calculating R-factors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
7-Bromo
-3-ethyl-9-phenyl-2-tosylpyrrolo[3,4-b]quinoline
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 )
x y z U iso */U eq Br1 0.009166 (12) 0.383484 (9) −0.061858 (7) 0.01903 (3) S1
1.10805 (3) 0.50065 (2) 0.342333 (16) 0.01644 (5) O1 1.16380 (10) 0.60150 (7) 0.35422 (6) 0.02221 (18) supplementary materials sup-9 
